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MokpbiTne U3 kKapbupa TutaHa gna rpadpuToBOM apMaTypbl
BbICOKOTEMMNEepaTypPHbIX NPOLECCOB

A. B. Apanacoes, 10. O. boikos!, A. O. Jle6enes’ 2=, A. B. Mapkos!,

H. B. llapenxosa?, H. M. JlarHukoBa’

! Cankr-IlerepOyprekuii rocyiapcTBeHHbIN IeKTPOTeXHUYecKuil ynusepeuteT «JIDTH»
um. B.W. YabsinoBa (Jlenuna)
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2 @usnko-rexunueckuii HHCTHTYT UM. A.®. Hodde Poccmiickoii akaxeMun Hayk
Poccwust, 194021, r. Cankr-IletepOypr, yi. [Tonutexnuueckas, 26
3TleHTpPANBLHBII HAYYHO-HCCIENOBATENLCKAI HHCTATYT MaTepnaos um. .M. Mennemneesa
Poccus, 191014, r. Canxr-IletepOypr, yi. [Tapannas, 8
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AnHoTayms. TlokpoiTust u3 kapouna turana (TiC) co3aaBany Ha MOBEPXHOCTH TPaUTOBBIX U3IEIHN TOCPEACTBOM JCIICBOTO «KHIKO-
(asHoro» crocoba, BKIIOYAIOMIEI0 HAHECEHHUE KMIKOH peaklMoHHON cMech Ha ocHose TiO, u ee mociemyronmi kapboTepmu-
YeCKHUi OT)KHT B Bakyyme ripu temmeparype 1900 °C. B kadecTBe OCHOBBI JUIsl HAHECSHUSI 3aI[UTHOTO MOKPBITUSI BHIOPAaHBI THIIOBBIE
MapKU KOHCTPYKIJHOHHBIX I'Pa()MTOB, HCIIOJIB3YEMBIX B IIPOMBILIICHHOCTH IS CO3/IaHUs JJIEMEHTOB BBICOKOTEMIIEPATYpHOIt rpadu-
ToBoit apmatypbl (M3, MII[-6 u 1-3). Ilony4yeHHbIe NOMUKPUCTAIUINYECKHE TUICHKH KapOuaa TutaHa (cTpykrypHsiit Tun NaCl)
XapaKTepU30BaJIUCh POCTOBOI akcHanbHOI TekcTypoil [111] n HamuuueM «TeMIepaTypHBIX» MEXaHHYECKUX HalpsDKeHUH, 3aBU-
CSIIMX OT Mapku rpaduTa, BCISACTBHE Pa3HOCTH TEMIEPATYPHBIX KOIPQHUIMEHTOB JTHHEHHOTO PACIIMPEHHs MEXIy KapOumoMm
TUTaHa U rpadUTOBON OCHOBOW. THITOBBIE TOMIIMHBI HOKPBITHH cocTaBmsuid 1020 MxM. [paduTOBBIE KOMIIOHEHTHI C TOKPHITUEM
TiC ycremHo NpoTeCTHPOBaHbBI B YCIOBUSAX BBICOKOTEMIIEPATYPHOIO IpoOLEcca CHHTE3a MOHOKPHCTAJIOB KapOuIa KPeMHHMS.
[poBenena oneHKa TPHOOIOTUIECKUX CBOMCTB MOKPBITHIL. Mcronbp30BaHie Hanboiee INIOTHBIX PA3HOBHIHOCTEH H30CTaTHIECKOTO
rpaduta (1-3) siBIseTCs NPEamOYTUTENBHBIM BCIEICTBUE (POPMUPOBAHUS JBYMEPHOM IUIOTHOM CTPYKTYpPBI 3alIUTHOTO CJIOS Ha
MOBEPXHOCTHU rpaduTa.

Kniouesbie cnosa: oxcuy TuTana, kapOu THTaHa, 3aIUTHOE TIOKPHITHE, CTPYKTYPHBIC XapaKTePUCTHKH

BnarogapHocTH: ABTOPBI BBIpXAIOT OJIarofapHOCTh COTPYAHHKAM MexIyHapOoaHOTO Hay4HO-0OpasoBaresnbHOro HeHTpa «BaltTribo-
Polytechnicy», MHCTHTYTa MammHOCTpOEHHS, MaTepuanoB u TpaHcnopta CaHKT-IleTepOyprckoro moIuTEeXHUYECKOTO YHUBEPCHUTETA
uMm. [letpa Benukoro 3a Tpubonormyeckue ncciaeaoBaHus 00pasios.
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Titanium carbide coating
for high-temperature graphite components

A. V. Afanasev!, Yu. O. Bykov', A. O. Lebedev"- 2%, A. V. Markov’,
N. V. Sharenkova?, N. M. Latnikova?
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Abstract. Titanium carbide (TiC) coatings were produced on the surface of graphite components using a low-cost liquid-phase tech-
nique involving application of a TiO,-based reaction mixture followed by carbothermal annealing in vacuum at 1900 °C. Typical
grades of structural graphite (GMZ, MPG-6, and 1-3) commonly used in high-temperature graphite assemblies were employed as
substrates for the protective coating. The resulting polycrystalline titanium carbide films (NaCl-type structure) exhibited an axial
growth texture [111] and thermal stresses that depended on the graphite grade, caused by the difference in the coefficients of thermal
expansion between titanium carbide and graphite. Typical coating thicknesses ranged from 10 to 20 pm. Graphite components with
TiC coatings were successfully tested under high-temperature silicon carbide single-crystal growth conditions. The tribological
properties of the coatings were also evaluated. The use of denser grades of isostatic graphite (I-3) is preferable due to the formation
of a dense two-dimensional structure of the protective layer on the graphite surface.

Keywords: titanium oxide, titanium carbide, protective coating, structural characteristics
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BsepeHue

MOHOKpHUCTAIUIMYECKUIA KapOuj KpPEeMHHUS CEroJHs
BOCTpeOOBaH ISl IIPOM3BOACTBA IIPHOOPOB CHIIOBOM,
BBICOKOYACTOTHOW W BBICOKOTEMIIEPATYPHOH AIIEKTPO-
HukH [1]. Monokpucrammmueckue ciutka SiC 0OBIYHO
BBIPAIIMBAIOT METOAOM CyOIMMAlMM Ha COOCTBEHHBIX
3aTpaBkax (MogudupoBaHHbIi MeTox Jlenu, nin MeToa
JIDTHN) B Bakyyme Wi HHEPTHOM Ta3e (OOBIYHO B aprOHE)
npu Temreparype (f) mopsuaka 2000 °C, wucnonb3ys
B Ka4eCTBE MCTOUHHMKA BHICOKOUMCTBII IMOPOIIOK KapOouma
kpemHus. I'padurtoBas apmarypa, IpUMeHsieMas B CTaH-
JIApTHOM IIpoliecce MOIU(pHUIMPOBaHHOrO Merona Jlenwu,
MOJIBEPraeTcsl JICHCTBUIO AarpecCUBHOM Mapora3oBOi
Cpebl, CoIepIKaIleH JIeTyYrne areHThl Si, SiC2 u SiZC, u
KOPPOIHPYET, 3arPpsi3HSSA CIUTOK YacTUI[aMu rpaduTa [2].

JJis 3aIiuThl MOBEPXHOCTH TIpaUTOBON apMarypsl
0OBIYHO HCIIOB3YIOT IUICHKHU KapOuaa TanTana [3], KoTo-
peie cTabmiIbHBI TIipu ¢ > 2000 °C 1 MOryT OBITH TIONY-
YCHBbI pas3sIndYHbIMHA METOAAaMMH. B T0 xe BpCMs TIJICHKU
KapOHuga TaHTana JOCTaTOYHO AOPOTH, OCOOEHHO MpHU
HAHECEHHM Ha JeTalld, KOTOpble MPUMEHSAIOTCS OJHO-
KparHo. HeoOxomim morck MarepuanoB 1iist OoJee aemie-

BBIX TIOKPBITHH, KOTOPHIC MOTJIH ObI CITY’)KUTh B KA4ECTBE
3¢ dexTruBHOrO 3amMTHOTO Oapbepa Jyisl MperoTBpale-
HUS KOppo3uu rpaduroBoit apmatypsl. Ee moBepXHOCTB
MOXET OBITh 3aIUINEHA C TTOMOIIBIO JPYTUX BBICOKO-
TeMIIepaTypHbIX KapounoB — takux, kak TiC, WC, VC
u ap. [4; 5]. HauOonbinii uHTEpEC MpeACTaBiIsIeT Kap-
OuJl THTaHa, KOTOPBINA o0ecTieYrBaeT cOaTaHCUPOBAHHOE
coueTaHue BeICOKOW TBepaoctu (o 2400 HV u Bhie),
KOPPO3UOHHOM CTOWKOCTH M TEPMOCTAOMIIBHOCTH.
Cpoiictea TiC 3aBUCAT OT METOJIOB MOIyue-
HUS [6]. MeTombl XMMHUYIECKOTO OCAXICHUS W3 Ta30BOMH
(hazbl [ 7-9] LIMPOKO UCTIONB3YIOTCS B MPOMBIIIUIEHHOCTH
JUIS. MaTepUAJIOB, TIOJBEPKEHHBIX KOPPO3HH, MTOKPBITHS
XapaKTepu3yITCs BBICOKON aire3ueil 1 OAHOPOIHOCTHIO
Ha TUIOCKHUX TIOBEPXHOCTSAX. B TO ke BpeMs 3TH METOIbI
SIBIISIIOTCS.  AOPOTrOCTOsIIUME  (0O0opynoBaHue, OoJb-
IIUE PACXOJbl Ta30B-HOCHUTEJECH) M XapaKTepHU3YIOTCS
MaJIBIMH CKOPOCTSIMA POCTa (TIOKPBITHE TONIIMHOW
nopsijika 2—3 MKM) M TOKCHYHBIMU WJIH TTHPO(QOPHBIMH
npekypcopamu [9]. Mcnonp3oBanue mia3mMbl MO3BOJISET
MPUMEHSATh TIOMJIOKKHA U TIOBEPXHOCTH, UYBCTBUTEIb-
HBIC K BBICOKAM TEMIIEpaTypam, MOKPBHITUS OTIHYAIOTCS
BBICOKOH a/ire3ueli 1 HU3KOM mepoxoBarocThio [10].
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['pynma mMeTonoB (PpHU3HUECKOTO OCAKICHHUS W3 Ta30-
BO (pa3bl BKIOYAET TEPMUYECKOE HCIIapeHUE, HOHHOE
pacIblIcHHe, KaTOAHOC JYyTrOBOE OCAXKACHHE, SIICKT-
ponHo-iydeBoe ucnapenue [11-13], Ho manbonee pac-
MIPOCTPAHEHHBIM METOZOM HarpeBa sBJISIETCS] KOCBEHHBIH
pe3ucTUBHBIN HarpeB. [TOKpbITHSA OTIMYAIOTCS BBICOKOM
TBEPIOCTHIO M CTOMKOCTBIO K U3HOCY, HO HETOCTATOYHBIM
CLEIIeHUeM ¢ OCHOBOU. Takxke oTMeuaeTcsi HeOIHOPO/I-
HOCTh HAHECEHUS TOKPHITHS BO BHYTPEHHHX MOJOCTIX
WIM Ha U3JENHAX CI0KHON QOPMBI.

Hcnonp3oBaHne CHCTEM MAarHETPOHHOTO —PacCIIbl-
JeHUs, B TOM 4YHCIE PEaKTUBHOIO M PaJuo4acToT-
Horo [14-17], mo3BosseT MOBBICUTH 3()(HEKTHBHOCTH
mpouecca MoCpPeICTBOM OCaXAECHUS OAHOPOIHBIX ILJIe-
HOK Ha OOJBIION IUIOIIaau. JIOTONHUTEIbHBIA OTIKUT
MOKpBITUN [14] yrmydmaeT KpUCTAIIMYHOCTH TUICHOK
TiC, yBenmnumBaeT pasmep 3epeH. PeanpHO mocTtHrae-
Mbl€ M MPUMEHSEMblE TOJIIWHBI MOKPBITUH HEBEIHKH
(HECKOJIbKO MKM), HO TOCJIEIHHE OO0JIaaloT IUIOTHOM
CTPYKTYpOH, 6e3 KaBepH U TpemuH. [IpobiaeMbl paBHO-
MEPHOTO TIOKPBITHSI OOKOBBIX CTCHOK M CIIOXKHBIX TPO-
¢duiell pemarTcs ¢ UCIOJIb30BAHUEM CIIOXKHBIX MEXa-
HU3MOB YIIPaBJICHUS MarHETPOHOM.

JlazepHass HamiaBKka apMHUPOBAHHBIX  KapOUIOM
TUTaHA KOMIIO3UTHBIX TOKPBHITHI 3(h(EeKTUBHO MpHUMe-
HSETCS 11l TAaCCUBALIMK TOBEPXHOCTH MM ITOBEPXHOCT-
HOTO ynpo4yHeHus [ 18], Ho He MOkeT ObITh pearu30BaHa
Uit OonmpIIMX IUIOWIaAed HaHeceHHsA. VmmynbcHoe
na3zepHoe Hanecenue (MJIH) mpeamonaraer mcmonb3o-
BaHWeE Jla3epa s allisiuy Matepuana u3 mumenu [ 19].
B xauecTBe HETOCTATKOB OTMEYAIOTCSI MAJIOMIPUTOTHOCTh
JUISL MaccoBOTO IIPOM3BOJICTBA, 3aBHUCUMOCTH a0JSALUU
OT SHEPIrUH JIA3EPHOTO M3ITyYEHHUS ¥ HEPaBHOMEPHOCTH
HAaHECEHMsI Ha IIOBEPXHOCTAX CIOKHOM (hOPMBIL.

[NoxpriTHS U3 KapOuga THTAaHA MOTYT OBITH CO3/1aHBI
TaKXe psAIOM Jpyrux MeromoB. B pabGore [20] cmoit
KapOuJa TUTaHa HAHOCWIIM C ITOMOIIBI0 MUKPOIYTOBBIX
MIPOIIECCOB, B pe3yasrare NoKpbITHE U3 TiC yBemmauBaio
KOPPO3HUOHHBIH MTOTSHIINAT OCHOBBI U CYIIECTBEHHO CHU-
’KaJlo IUIOTHOCTb TOKa KOppo3uH. BO3MOXKHO mpuMeHe-
HUE METOJIOB in Situ KapOOHW3allMM THTaHA B PacIlIaBe
CaleCaC2 — METOJ COJIeBOM TepmorieMeHTanuu [21]
nim 6ornee 3pGEKTUBHON aHOHOM 1IEMEHTAIIUU Ha TUTa-
HOBOM aHope [22]. MeToasl XapaKTepu3yIOTCsl IIPOCTO-
TOW M BBICOKHUMH CKOPOCTSIMH POCTa TMOKPBITHS (CBBIIIIE
100 mxMm — 3a 8 u ipontecca [21], 15 mxm —3a 0,7 4 [22]).

B nienoM, HU OMH W3 PacCMOTPEHHBIX METOJOB HE
obnamaeT HAOOPOM XapaKTEPUCTUK, HEOOXOMUMBIX LIS
CO3/IaHusl JICHICBBIX (PYHKIIMOHAIBHBIX KOPPO3UOHHO-
CTOWKHMX TOKpBITHH Ha ocHoBe TiC mjIs 3JeMEHTOB
rpaduTOBOM apMaryphl, HCIOJB3YIOMUXCS B BBICOKO-
TEeMIEpaTypHBIX Mpolieccax CUHTe3a KapOuaa KpeMHHS
W HUTpuaa amoMmuHus. HeoOxomum momck HamOosee
9KOHOMUYHBIX METOJOB HAHECEHUs 3aILUTHBIX MOKPbI-
THil, He TpeOyIomMX JOPOTOCTOSIIEH ammapaTypsl

72

1 MO3BOJIAIOIIUX TOJYYaTh IMJIOTHOC 3allIUTHOC IOKPbI-
THC TOJ'IH.IPIHOf/i B ICCATKH MUKPOMETPOB.

3KcnepumeHTaanaﬂ YyacTb

B Hacrosell pabote MmIeHOUHOE MOKPHITUE U3 Kap-
Onaa THTaHA CO3/1AaBANM MyTeM HAHCCCHHUS Ha rpaduro-
BbIE JCTAJIM PEAKIIMOHHON CMeCH, CoAepKallei mopou-
k00OpasHbIii quokcun tutana TiO, (OCY 7-3), anresus
U pacTBOpUTENb. B KauecTBe aAre3MBOB UCIOIb30BAIU
pasnuunble (heHON(OPMaTbACTHAHBIE CMOIBI, PACTBO-
puTeneM CHayXui 3TUIOBbIH cnupT. CMech HaHOCHIIM
P KOMHATHON TEMIIepaType Ha IOBEPXHOCTH rpadu-
TOBBIX J€Tajiei, BBIOJHEHHbIX M3 Pa3jIMYHBIX MapoK
rpadura. /leranm moaBepraiM CymIKe Ha BO3AYXE IIPH
t=80+100 °C, 3arem MmpOBOAWJIN OTKUI HAHECEHHOTO
MOKPHITHA B (hopBaKkyyMme mpu Temneparype 10 1900 °C
B TeueHue 45 u.

B kauecTBe OCHOBHI JIT HAHECEHHS MOKPBITHSA Kap-
Ouja THTaHA MCIIONIB30BAJIH JIeTAIN U3 rpaduTOB TOITY-
JISIPHBIX MAPOK, BBIITYCKAEMBIX OTCYECTBCHHOM TPOMBIIII-
JICHHOCTBIO, 2 UMEHHO: MaJ030JbHbIH IKCTPY3UOHHBIH
rpapur I'M3 [23], MeNKO3epHUCTHIN TUIOTHBIN TpaduT
MIII'-6, mnomywyaemblii MeTogOoM mpeccoBaHus [24],
u m3ocTarnueckuit rpadur 1-3 [25].

[onyueHHblEe MOKPBITUSI JUATHOCTUPOBAIU METO-
namu  pentreHocTpykrypaoro (PCA) u pentrenodga-
30B0oro (P®A) ananu30B, pacTpoOBOH 3JIEKTPOHHOM
Mukpockornuu (POM), ontryeckoit Mukpockornuu (OM),
sHeproaucnepcuonHoro ananuza (POM I/1C), npodu-
JIOMETPHH U TPHOOMETPHH.

@Da30Bblil cOCTaB MPOAYKTOB HA Pa3IMYHBIX CTAIUSIX
mporecca CHHTE3a HCCICAOBAIM HAa PEHTTCHOBCKOM
nudpaxromerpe «D2 Phaser» (Bruker AXS, I'epmanust),
OCHAIIEHHOM PEHTI'€HOBCKOH TPyOKOil ¢ MEIHBIM aHO-
JI0oM H HukeneBbIM [(-¢uiasrpoM. a3oBelii cocTaB
OTIPEACISUTH C MOMOIIBIO CIEHHATH3NPOBAHHOTO IIPO-
rpammHoro nakera EVA (Bruker AXS, I'epmanus) Ha
mudpaknnonHoit 0ase manabix ICDD, PDF-2, release
2014 (PDF-2 Powder Diffraction File-2, ICDD, 2014).
Jis pacdera mapaMeTpoB 3jeMeHTapHou sueiiku TiC
npuMeHsIa BHyTpeHHui ctanaapt NaCl, ceprudunupo-
BaHHBIH MOponIkoBeIM cTtagapToM XRD Si640f (NIST,
leitrepcOypr, Moapunenn, CILIA). Pacuer mpoBoauiu
C WCIOJNB30BAaHMEM MeTofda PurTBenmbma B pamkax mpo-
rpamMMHoro obecnedeHus «Topas-5» ¢upmsr «Bruker.
[orpemnocts coctassna £0,0001 A.

Merogamu PCA ompenensiiu napaMeTpbl pelLIeTKH,
HaJIM4ME TEKCTYPHI, BEININHY KPHCTAJUINTOB M MUKPO-
nedopmanuu 2-ro poaa.

Hanpsokerns 2-ro pona (MUKpOHAIIPSDKEHUS B 00be-
Max KpUCTAJJIUTOB WJIM MO3AaUYHBIX OJIOKOB) U pa3Mepsl
oOnacteit korepentHoro paccesHusi (OKP) omenuBanm
M0 YHIMPEHHSM PEHTTEHOBCKUX PEe(IeKCOB TPH peru-
crpannu 0/20-KpHBBIX Ha Iu(paKTOMETpe. YIIHNpEeHHe
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00OBIYHO BKJIFOYAET CIIEIYFOIINE COCTABIISIONINE: HHCTPY-
MEHTAJIbHOE YIIUPEHUE, YIIUPEHUE, BHI3BAHHOE MaJIbIM
pasmepoM kpuctamumToB (pasmepom OKP), a Takxe
VIIUpEeHHEe, 00yCIOBICHHOE MHKpoaehopmanmerd [26].
Paznenenne nedopmManioHHOrO W pa3MEpHOro BKJIa-
JIOB MPOBOJWJIM C IOMOILBIO MeTona BuibsiMcona—
Xomna [26], T.e. yUuThIBasi 3aBUCUMOCTH BKJIaJa B YIIIU-
peHue ot nopsiaka orpaxkenus (s 1-ro u 3-ro mopsi-
KoB oTpakeHust — 111 u 333 — xyOmueckoil pemeTku
KapOuga TtuTaHa). MHCTpYMEHTaJIbHYIO MOIPEIIHOCTD
WCKJIFOYaJIH, UCTIONB3Ys JIaHHBIE M0 YIIMPEHUIO MHUKOB
COBEpILIEHHBIX MOHOKPHUCTAJIOB (KPEMHUS, T€pPMaHUs)
Ha ONMM3KUX yriaax audpaxium.

1 OUEeHKU MHCTPYMEHTaJbHON COCTaBIISIOLICH Ha
OpATTOBCKUX yIIaX, COOTBETCTBYIONINX peduercam 111
u 333 xapOuja TUTaHa, MPUMEHSUIA BBICOKOKAYECTBEH-
HbIE MOHOKPHUCTAJIIBI KpeMHUSI U repMmanus. s ped-
nekca 111 Ha yrae 20 = 35,9° mjist HHCTPYMEHTAJIBHOM
COCTAaBJISIIOLIEH UMEeeM

BHHCTP =1,9-10* pan,

a s pedexca 333 (26 = 135,1°)

Bunerp = 70" 10 pan.

Jast opmbl TU(GPAKITMOHHBIX KPUBBIX YCTAHOBICHO
COOTBETCTBHE IKCIEPHMEHTAIBHBIX JAaHHBIX pacrpesie-
neHuro [aycca (HOpPManbHBIM 3aKOH pacrpeiecHus),
MO3TOMY HCIIONB30BAIN (OPMYILY IS CIOKEHHS KBal-
paToB YIIMPEHUI OT pa3HBIX HCTOYHHUKOB!

2 2 2 2 2 2
BZ = BHHCTp + ﬁan + BL,, = BI/IHCTP + B(pm’

rae B — cyMMapHOE yHIMPEHME; Bm—lc’rp — UHCTPYMEH-
TanbHOe; B, — yWwMpeHue, BbI3BaHHOE aepopmaumeit
pELIeTKH B HANpaBICHUH AW(PPAKIMOHHOTO BEKTOPa;
B 1, — YIIHPEHHE, BBI3BAHHOE KOHEUHBIM pasmMepom OKP;
B s ¢m3ngeckoe ymmpenue. VzBectHo, 4To

B., = 4¢,tgb, (1)
A

= S — 2

Pr, L, cosO @

rie € = Ad/d, d — MEXIII0CKOCTHOE PacCTOSHHUE.
TonmuHBl HAHECEHHBIX IMOKPBITUH  ONPENEsIN
metoaamu POM, POM BJ1C u OM 1o nutudam CTpyKTyp
«kapbun TutaHa — rpaduToBas ocHoBay. [1lnmnder u3ro-
TaBIMBAIM Ha TOPIAX CTPYKTYPHI, MOJYYSHHBIX METO-
JIOM W3JI0Ma WJIM BBIpE3KH 00pas3IoB C MOCIEIYOIUMH
oTmepanusIMy 3aTOPIIOBKH, NITU(POBAHUS U MOITUPOBAHHSL.
[IpoBenena oreHka TpPUOOJOTHUECKUX CBOMCTB
nokpeiTua u3 TiC (tonumuoit 10 MxkM) Ha rpaduro-
Boil momnoxke (rpadput M-3) ¢ KOHTpTEnaMu U3 KOH-

crpykuuonHod cramm (LIX-15) n xepamuku (ZrO,)
Ha mammne Tpeaus FMT-5000 cormacHo cTaHAapTHOM
MeToauke (B cucteme auck—Imap). CKOpocTh Bpaile-
HUS JAHMCKa cocTapisuia 60 00/MUH (JTMHEHHAsT CKOPOCTh
0,03 cm/c), paguyc TOpOKKHA TPEHUS — 5 MM, HHTEPBAI
Harpy3ok — 10-200 H.

Jns OLeHKM XMMHYECKOH CTaOMIBHOCTH Tpaduro-
BbI€ JJIEMEHTHl C HAaHECEHHBIM 3aILUTHBIM IOKPBITHEM
BbIIepkuBay pu temmneparype 2100 °C B teuenue 10 g
B ipucyTcTBUH moporuka SiC.

Pe3ynbrathl M X 0b6cyxneHue

MexaHunzm nporecca cuHTe3a. I1o onenkam [27],
XMMHYECKasi PeakIys B CMECH IIOPOIIKOB OKCHIa THTaHA
u yrepoaa Haunnaetcs npu ¢ = 1300 °C, a npu 1500 °C
y’Ke MOXKET OBITh MOy4YeH ofHO(a3HBIN KapOua THTaHA.
Bouto ormeueHo [28], 4TO cTeneHb NpeBpalleHns THOK-
CHJia TUTaHa B KapOu/ O1u3Ka K 1 B TemMIreparypHOM Jua-
nazone 1500—3340 K. B nacrosueit pabote npoBoaniIn
PO®A mponyKkToB peakLUMOHHOW CMeCH, HaHECEHHOU
Ha TIOBEPXHOCTb I'paUTOBBIX HU3AEIUA M BbIIEpIKaH-
Hoit mpu ¢ = 1500 °C B ycnoBusax ¢opsakyyma (<1 Ila)
B Teuenue 1 4 (puc. 1, a).

[omy4eHHBI TPORYKT MPEACTaBISI COOOM cMech

OKCH0B Ti203 n TiO u kapOuI0B TUTaHA TiC0 957 1 TiC.
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Puc. 1. Pentren-nudparrorpamma (Cuk -uziydenue)
npoykToB B3aumoseiicteus TiO, ¢ ymieponom

a—t=1500°C,t=19;6-1900°C, 1 g

Fig. 1. X-ray diffraction patterns (Cuk radiation)
of TiO,~carbon reaction products

a—t=1500°C,t=1h;6—-1900°C, 1 h
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Puc. 2. Ontudeckast MukpodoTtorpadust yuactka nunda

Fig. 2. Optical micrograph of a polished cross section

Taxum 06pa3oM, MOXKHO MPEAION0KNTE, YTO TpEBpaIle-
HUE IIPOUCXOIUT Yepe3 MPOMEKYTOUHBIC CTAINN 00pa3o-
Banus Husmmx okcunos (TiO u Ti,0,), B cooTBETCTBUN
¢ mpuranunom A.A. baiikosa [29]:

TiO, — Ti203 — TiO — TiC.

[Tocine Beinepskku npu ¢ = 1900 °C, Taxke B TeueHHE
1 4 B ycioBusx gopBakyyma (puc. 1, 6), Ha Bcex Mapkax
rpaduTa peakipsi oOpa3oBaHUs KapOWa MpoIia MoJ-
HOCTBIO: OCHOBHas (haza — KyOU4ecKuit TiCO’957 (xampa-
OaeBut, crpykrypa NaCl), ¢ HeOOIBIIUM KOJHUECTBOM
rpaduTa, BO3HHKIIIETO, 10-BUIMMOMY, B pe3ylbTare rpa-
(buTH3aIMK aAre3nBa.

B pa6ote [30] orMedanoch, 4YTO 3HAUUTENbHAS CKO-
pocTh TBepa0(a3HBIX pPeakiMid KapOUuaU3alud OKCHIIOB
MOXeT OBITh 00BSICHEHa 00pa3oBaHUEM MapoBOH (ha3kbl,
azcopOupyromeiicss Ha YIIEPOOHBIX MOBEPXHOCTSX.
B Hacrosimedt pabore Mbl HaOMIOIAIM, HapsLy ¢ Hapo-
BOi1 (hazoii, mepepacnpesiesicHHe peakIIMOHHON CMECH 10
MOBEPXHOCTH rpaduTa 3a CYEeT MOTEKOB JKUJIKOH (a3bl
(BeposTHo, TiO,).

TonwmHa. Ha nznome crpykrypel «TiC Ha rpa-
¢dure» TOMMUHY MOKPHITHA MeTogoM OM ompeneinuTh
HE YJIaJoCh W3-3a OTCYTCTBUSI KOHTpacTa. Ha mumde
MOCJIe TIOJMPOBAHUS TIOSIBIICTCSI 3HAYUTEIBHBIA OITH-
YECKUI KOHTPACT BCJIEJCTBHE CYIIECTBEHHO PAa3IMYHBIX
MEXaHUYECKHX CBOMCTB KapOmma THTaHa H rpadura,
YTO TO3BOJISIET OLEHUTH TOJIUHY MOKPBITUS (puc. 2).
Tak kak rpadut oOnmagaeT 3HAYUTEITHHON TOPUCTOCTHIO,
a TpeBpallieHne OKCHJIOB B IIpoliecce CHHTe3a KapOu/a
MIPOHMCXOANT C YUACTHEM XHUIKOH (pas3bl, MOKHO TIPEAIIO-
JOXUTh, 4T0 OM-uccnenoBanus UUTHM(OB JAlOT 3aBbI-
[IICHHBIC 3HAUYCHMS TOJIINH TOKPBITHH.

74

POM DJIC-kapTupoBaHHE ydacTKa TOH ke CTPyK-
TYpHI TaeT CYIIECTBEHHO MEHBINUE 3HAYCHUS TOJIIIHEI
(puc. 3): 20-25 mxm mpotuB 50—-60 MKM Ha puc. 2.

[IpoHHKHOBEHHE >KUAKOTO OKCHIA B MOPHI Tpadura
U €ro B3aWMOAEHCTBHE C OCHOBOW JOJKHBI NPUBOIUTH
K pasmbITHiO rpaHulsl «TiIC—rpadur» U 00pazoBaHHIO
MO CJI0eM KapOujaa THUTaHA MPOTSHKEHHOTO «KOMIIO-
3UTHOTO» CJIOS, COCTOSIIIETO B OCHOBHOM W3 Tpadura.
Pasmbitie rpamuisl  «TiC-rpadur» MOXKHO BHICTD,
Harpumep, Ha puc. 4.

Mopgonorus. Ha uzocrarnueckoM rpapure o0bId-
HO HaOJIOIAIH TUIOTHYIO TIOCKYIO TOBEPXHOCTD TIOKPHI-
TS KapOujga THTaHa M3 CPOCIIMXCS KpPUCTAJUIUTOB,
nveromux pasmep 10-30 mxm (puc. 5, a). s menee
IUIOTHBIX MapokK rpadura XapakTepHa Oosee pa3BUTas
MTOBEPXHOCTb, COCTOSIIIAS U3 CTONIOYATHIX KPHUCTAJLIATOB,
IUIOXO CPOCIIUXCS APYT € APYyroM (puc. 5, 6).

JepekTHas cTpykTypa. Ha TOJCTBIX MOKPBITHIX
(>30 MxM) HaOmOmaNM JOKAaTbHOE PACTPECKUBAHHE —
OYEBHUIHO, BCIICICTBHIE PA3HOCTH TEMIIEPATYPHBIX KO-
¢unuenros auHeitHOTO pactmpenus (TKJIP) mokpertus

Puc. 3. POM DJIC-u3o00paxenue yyactka muida (cMm. puc. 2)

Fig. 3. SEM—-EDS image of a polished cross section (see Fig. 2)
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Puc. 4. POM-usobpaxenue nudpa
B yIIPYyTroOoTpa)keHHBIX dekTpoHax (BSE xoHTpacr)

Fig. 4. SEM image of a polished cross section
in backscattered electron (BSE) contrast

W OCHOBBI JIJISl BCeX Mapok rpadwuta (puc. 6). Hanmmaue
MEXaHUYECKHUX HAIMpPsHKCHUH 1-ro poma ObLIO BBIIBICHO
¢ ucnonk3oBanueM metona PCA (cm. nanee tad. 2).

Hanunuyne tekctypsl. OOBIYHO 3alIUTHBIC MOKPHI-
THUS, TIOyYCHHBIC HA TPa()UTOBBIX KOMIIOHEHTaX METO-
JTAMU XUMHYECKOTO OCaKIACHUS M3 Ta30BOH (a3, HIMEIOT
Pa3BHUTYIO OCEBYIO TEKCTYpy B HAIlpaBICHUM HOPMAJIH
K TMOBEPXHOCTH TpaduTa (B YaCTHOCTH, JUIA KapOujia
TaHTaja ATo OTMedaeTcs B padote [31]).

OnTuManbHBIM 7SI 3aIIUTHBIX CBOWMCTB ITOKPBITHSI
SBJICTCS COCTOSHHE 0€3 TEKCTYphl, KOTOpOE XapakTe-
pHU3yeTcsl OTCYTCTBUEM CKBO3HBIX TpemuH [31]. B cBoro
odepesb, HaJIU4YKe cllaboi POCTOBOW TEKCTYPHI ITPUBO-
AT K JIy4IIeMy CPacTaHWIO KPUCTAJUINTOB W JIyUIICH
[JIJIKOCTH M CIIOIIHOCTH CJIOS TOKPBITHS.

Jns OIeHKH HaNW4us WIH OTCYTCTBHSL POCTOBOM
TekcTypsl TiC ObUTM HM3MEpEHbl MHTEHCHUBHOCTH PEH-
TreHOBCKUX peduiekcoB (0—20-moma) 3a BerueToM (hoHa
JUIS TUICHOK KapOW/ia THTaHa, HAHECEHHBIX Ha ITACTHUHEI
13 BBIOpaHHBIX Mapok rpadura (obpasen / — M3, 2 —
MIIT-6, 3 — M-3). B xauecTBe 00pa3llOB CpaBHEHHS
WCTIOJIb30BaHbl MONIMKpUCTAIUINYeCKUit oOpasenr TiC,
npeAcTaBieHHbIN B kapToTeke ASTM — 035-0801 [32], a

Puc. 5. Mopdosorus moBepXHOCTH 3aUTHOTO MOKpbITUst (OM)

a —Ha rpacdure U-3; 6 — na rpacdure MIIT-6

Fig. 5. Surface morphology of the protective coating (optical microscopy image)

a — on I-3 graphite; 6 — on MPG-6 graphite

i

e
AT
SR

Puc. 6. POM-dotorpaduu nmoBepXHOCTH MOKPHITHS Ha rpadute I'M3 ¢ pa3HbIM yBeTHYCHHEM

CTpeJ'IKI/[ YKa3bIBarOT Ha TPCILIWHBI HA TIOBEPXHOCTH

Fig. 6. SEM image of the coating surface on GMZ graphite at different magnification

The arrows indicate surface crack
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Tabaunya 1. UnteHcuBHOCTH peduiekcoB
0030pHBIX TUdpakTorpamm odpazuos TiC

Table 1. Intensities of X-ray diffraction peaks
for TiC samples

MHTEHCUBHOCTD, OTH. €]I.
Pegunexc Ob6pasen ASTM, | Mopomok

1 2 3 035-0801 TiC
111 100 100 100 100 100
200 64 86 52 137 110
220 37 42 18 82 82
311 19 22 16 41 65
222 16 16 22 23 47
400 4 5 5 14 30

taxke nopomok TiC, cunTe3upoBaHHbIi HaMmu (Oe3 rpa-
¢uTOBOI OCHOBBI). UHTEHCHBHOCTH pediIeKcoB, MpHBe-
JIeHHbIE K MTHTEHCUBHOCTH peduiekca 111 coorBeTcTBYy!IO-
iero o0pasia, MpeICTaBIeHbI B Ta0. 1.

ITo nanubM Tabm. 1, 0Opasupl /—3 ¢ OONBIION J0Nei
JIOCTOBEPHOCTH XapaKTEPHU3YIOTCS HAIUYAEM POCTOBOH
aKkcuasIbHOM TexcTypsl [111].

OnpepeneHuns nepuona MAEHTUYHOCTU U Ha-
npsoxkeHun 1-ro poaa. PesynabsraTbl u3MepeHus nepu-
oo pemetkd TiC mpencraBieHsl B Tadi. 2 (morpenmi-
HOCTB OINpejiesieHus mapameTpos cocrasisna 0,0001 A).
[To nanasiM kapTorekn ASTM, paBHOBECHBIN MapameTp
Uil KapOuaa THTaHa COCTaBIIAET [— 4,3274(2) A.
3HavyeHus jgedopManuy pemeTKd KapOwga TUTaHA Ha
NETasIX U3 Pa3IMYHBIX MapoK rpaduTa, MpHUBEICHHEBIC
B TabJ. 2, BO BCEX CIIydasX UMEIOT OJUH 3HAK, II03TOMY
MOXXHO TPEINOIOKUTh HaJIMYHE TEMIIEPATyPHBIX Ha-

NpsOKCHUM Ha TpaHune pasgena «rpapur—TiC». Kak
U3BECTHO, MapKH Tpadura XapaKTepH3YIOTCS BBICO-
KOM aHM30TPOIMEH M LIMPOKUM CIEKTPOM 3HAueHHUH
TKIJIP, mpuuem nanusie o TKIJIP pa3auusHbIX Mapok
rpaduTa B JuUTEparype HEMHOTOYHMCICHHBI [33-36].
Hckitouenne cocTaBisiioT M30CTaTHUECKUE MapKH Ipa-
¢uTa, xXapaxTepu3yIOUIHecs H30TPOIHUCH (U3MIECKIX
cBoiicTB. TemmeparypHble KOA(QQHUIMCHTH JTUHEHHOTO
pacuIMpeHus UCIOIb30BaBIIUXCSI MAPOK IpaduTa Takxke
mpeAcTaBieHbl B Ta0m. 2. s cpaBHEHHMs, U1 KapOuaa
turana TKJIP = (7,0+8,0)-10° K-! [29; 37].

W3 Tabn. 2 BUOHO, YTO BeIMYHMHBEI Aedopmanuii He
TOJIBKO MMEIOT OJIMH 3HaK (TIOJIOKUTENBHBI), HO U KOP-
pemupytoT ¢ pazHocTsamu Mexay TKJIP kapOuna Tutana
U COOTBETCTBYIOIECH IpauTOBOM OCHOBEI. Takke oTMe-
THUM, YTO U30CTaTUUECKUN rpaUT HE ABISETCS JIydllei
OCHOBOI JIJIsl TUICHKH KapOu/1a TUTaHA BCIICJCTBHE BBICO-
KOT'O YPOBHS HaNpsKEHUH.

OnpepeneHne BeNYUHbI KPUCTA/I/IUTOB U
HEeOA4HOPOAHON MUKPOZepopMaLUM pPeLUeTKH.
JlaHHBIC pacyeToB MPECTABICHBI B Ta0M. 3.

U3zBectHO, 4TO OTHOWIEHHE [B,../B,,,, C yueTOM (op-
My (1) u (2), nexur B Auana3oHe

SO _p 49 | <Pos [ 18 5 45,
c0s 053,

Pinn tg0; 1,
NPUYEM €CIH BeM4nHa f,,./B,,, OIn3Kka K OTHOIIEHHIO
KOCHUHYCOB, TO IIABHOW MPUYUHON YIIUPEHHS JINMHHUN
spnseTcst Manoctb O0nokoB (OKP). B nmporuBHOM city-
Yae, MpH ee ONM30CTH K OTHOIICHUIO TaHTEHCOB, IJIaB-
HBI{ BKIIAJ B YIINPEHUE NAr0T MUKponedopmarmn. Kak
BUJHO M3 TaOIl. 3, Ui BceX Tpad)uTOB OCHOBHOW BKJIAJl
B YIIMPEHHE JIMHUN BHOCAT Majbie pazmepsl OKP, koto-

Ta6bnuya 2. Ilapamerpsl pemerku TiC Ha JeTaisix U3 pa3IMYHbIX MapoK rpadura

Table 2. Lattice parameter a of TiC and related characteristics on graphite substrates of different grades

Mapxka [Mapamerp TiC | Hedopmarms pemrerku TiC | TKJIP rpadura, ATKIJIP, 109 K!
rpadura a, A l-ropoma(a—a, a, . 106 K! Kapbuja TMTaHa U rpadura
I'™M3 4,3305 +7,2:104 4,5 2,5-3,5
MIII™-6 4,3290 +3,7-10* 6-8 0-1,0
u-3 4,3340 +1,5:1073 3-5 2,0-5,0

Ta6nuya 3. AHaIU3 (paKTOPOB YIIMPEHUS] PEHTI¢HOBCKUX JIMHUM

Table 3. Analysis of X-ray peaks broadening factors

O6pasert rpadura | Pedmexe | B, . 107 pan | By/By, | &, L,A

111 2,15

I'™M3 2,06 — 750-900
333 4,44
111 1,39

MIIT-6 2,84 — | 1000-1150

333 3,95
111 2,08

u-3 2,33 - 750-850
333 4,84
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pBI€, C yUETOM MOIPEIIHOCTEN U3MEPEHUI, JIexkKaT B ua-
MA30HE THICSYH AHTCTPEM.

Tpnbonornyeckne wucneiTaHusa. B cioydae
uctupanus nokpeitas TiC (TBepmocts mo Bukkepcy
3000 HV, Tommuna 10 MKM), HaHECEHHOTO Ha rpaduTo-
Byto (500 HV) momnoxky B BUE JHUCKA, OCYIIECTBIsIE-
Moro B nape ¢ mapom u3 ctanu HIX15 (1900 HV), uznoc
MOKPBITHS OTCYTCTBOBaN. [IpW HMCTHpaHWUM TOKPHITHS
TiC B mape ¢ ZrO, (12 000 HV) u3HOC MOKPHITHS TIPH-
CYTCTBOBAJI U B 4 pa3a MPEBBIIIAT H3HOC KEPAMHIECKOTO
mapuka ZrO,. B stom ciryuae nokpeitue TiC naunnano
paspymarbces npu Harpyske >90 H (mmpu aToM peructpu-
pOBalCh pe3KOe YBeJIWUeHHEe W pa3z0poc (HecTaOuiib-
HOCTB) CHIIBI TPCHUS, @ TAK)Ke IKCIIOHEHIIUAIBHBINA POCT
ckopoctH yryOnenus mapuka ZrO, B IIOKPBITHE NPU
TPCHUU B 3aBUCHMOCTH OT HArPy3KH).

B wucxomHoM cocTOSIHUE TpO(UIOMETpUYECKUE
[apamMeTphl TOKPBITHSA COCTaBIsUIM, MKM: R =1,973;
Rq =2,550; R_=14,096; R, = 17,547. [locie ucnpIranus
[IePOXOBATOCTh YBEIUUMIACH IPUMEPHO B 1,2 pasa.

TectupoBaHune B poctoBoin cucteme (SiC).
[Mocne BBIACPKKU TpaUTOBBIX IEMEHTOB C HAHECCH-
HBIM 3aIIIUTHBIM CJIOEM B KOHTAKTE C TIOPOIIKOM Kapouma
kpemuus (¢ =2100 °C, armocdepa aprona, P =200 Ila,
7 =10 4) usmenenust mopdosoruu u Ga3zoBoro cocrara
MOKPBITHS HE BHISBIICHBL

3aknioyeHune

[Ipocroii u nemeBbIil IByXCTaIUHHBIN KUIKO(DA3-
HBII» TPOIlECC HAHECEHHWs KapOWjga THTaHA U3 CMECH
Ha ocHoBe TiO, MOXKeT ObITh MCIOIB30BAH JUIA CO3/1a-
HUSl TIACCHBUPYIOIIMX CIIOCB HA JJIEMEHTaX Tpaguro-
BOIl apmarypsl, padoTarolieil B BBICOKOTEMIIEPATYPHbIX
rpoiieccax, Mpu HaJUYUKU arpeCcCUBHBIX Ta30BBIX CPE.
B xadecTBe KOHCTPYKTHUBHBIX 3JIEMEHTOB TpaduTOBOU
apMarypbl MPEANOYTUTEIHHO TPUMEHEHHE M30TPOITHBIX
rpauToB, MUMCIONIMX MHHUMAIbHYIO HOPHCTOCTh H,
BCJICJICTBUE DTOTO, JIYYIIYI0O MOPQOIOTHIO 3alIUTHOTO
NMOKpbITUA. [lodydeHHbIE MOKPBITHS XapaKTepU3yHOTCS
TekcTypol [111] n Hamuunem TeMinepaTypHbIX HalpsbKe-
HUH, BeJIMYMHA KOTOPBIX 3aBUCUT OT MapKu rpadura.
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